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General considerations. Commercially available [60] fullerene and methyl or ethyl isocyanoacetates (99.5% pure, Sigma-Aldrich) was used. The reaction products were analyzied on a HPLC chromatograph HEWLETT PACKARD (model HP 1090 Liquid Chromatograph) at 340 nm. The mixtures were separated on a metal preparative column Cosmosil Buckyprep Waters (250×10 mm) at ~20 o C. Toluene was used as eluent, the flow rate was 3.0 mL•min -1 .
The 1 H and 13 C NMR spectra were run on a Bruker Avance-500 spectrometer at 500.17 and 125.78 MHz, respectively. The mixture of CDCl 3 and CS 2 (1:5) was used as a solvent. The mass spectra were obtained on a MALDI TOF/TOF Autoflex-III Bruker and UltraFlex III TOF/TOF (Bruker Daltonik GmbH, Germany) operating in a linear mode. S 8 and DCTB (trans-2-[3-(4-tretbutylphenyl)-2-methyl-2-propenyliden]malononitrile) are used as a matrix. For the application on a metal target, the toluene solutions of the samples were used.
General synthetic procedure. A 50 mL glass reactor was charged with C 60 (20 mg, 0.0278 mmol) in dry chlorobenzene (3 mL), Ti(Oi-Pr) 4 (0.04 mL, 0.14 mmol) and methyl or ethyl solution of HCl. The layers were separated and the organic layer passed through a column with small amount of silica gel. The reaction products 1-6, and the starting fullerene C 60 were separated by the semi-preparative HPLC, eluent was toluene.
Electrochemistry. All experiments were carried out under a dry argon atmosphere. Bu 4 NBF 4 was purchased from Aldrich and was used without further purification. Anhydrous solvent dichlorobenzene (Acros Organics) was obtained by distillation over phosphoric anhydride.
Cyclic voltammograms were recorded with a BASi Epsilon potentiostate (USA) at room temperature in o-dichlorobenzene (10 -3 M substrate concentration). 0.1 M Bu 4 NBF 4 was used as the supporting electrolyte and a glassy carbon electrode was used as a working electrode. The auxiliary electrode was a platinum rod. All potentials are referenced against the Ag/AgNO 3 redox couple and recalculated from Fc + /Fc. The scan rate was 100 mV·s -1 .
Electrophysics
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Mixture of isomers of iso-propyl (2-iso-propyl-3,4-fullero[60]pyrrolidine-5-yl)-1Н
